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(54) PREPARATION OF HIGH-PURITY o-TOLUIC ACID 
(11) 56-55341 (A) (43) 15.5.1981 (19) JP 

(21) Appl. No. 54-130832 (22) 12.10.1979 

(71) NIPPON JIYOURIYUU KOGYO K.K. (72) YOSHIAKI NODA(3) 
(51) Int. CP. C07C63/04,C07C51/42 

PURPOSE: To suppress the formation of by-products, and to obtain the titled acid 
useful as a raw material for fluorescent dye, etc. in high purity, by oxidizing o- 
xylene with a molecular oxygen-containing gas in liquid phase, treating the reaction 
product under specific conditions to give an oily layer, followed by the recycling 
the oily layer for the above-mentioned oxidation. 

CONSTITUTION: o-Xylene, for example, is oxidized in gas phase with an air-, or 
oxygen-containing gas in the presence of a salt of heavy metal, e.g. Co Mn etc 
as a catalyst at 120—180°C under 2~30kg/cm 2 G. In the case of a low conversion 
20—40%, since amounts of o-phthalic acid and phthalide as by-products are rela- 
tively small, o- xylene is added to the product solution of oxidation, which is recry- 
stallized and filtered to give the desired o-toluic acid as a cake. To the prepared 
filtrate is added water or a basic aqueous solution so that it is separated into an oily 
layer and an aqueous layer, and the by-products, e.g., o-phthalic acid, etc. are 
transferred into the aqueous layer side and removed, and the oily layer is recycled 
through the oxidative process. 

USE: Sensitive dye, rust preventive, pigment, agricultural chemical, drug, etc. 
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(54) DIESTER OF 3,5,3\5'-TETRABROMOBISPHENOL A AND HALOGENATED 

AROMATIC CARBOXYLIC ACID 
(11) 56-55342 (A) (43) 15.5.1981 (19) JP 

(21) Appl. No. 54-129824 (22) 11.10.1979 
(71) ASAHI DOW K.K. (72) IZUMI YAMASHITA(4) 
(51) Int. CP. C07C69/017//C08K5/10 



1: oxidation 2,12: o-xylene, 3: recryst alii zation filtration 
4: filtrate, 5: water or basic aqueous solution, 6: treat- 
ment with water or a base. 7: separation of solution 
8: aqueous layer, 9: oily layer, 10: cake, 11: distillation 
or drying, 13: o-toluic acid, 14: residue 



NEW MATERIAL: The titled compound of formula I [R, and R, formula n (n is 

^ 0—4; m is 1—5)]. 
EXAMPLE: Di-(3,5-dibromobenzoic acid)ester. 

USE: Excellent fire retardants for various kinds of polymeric materials, esp. thermally 

stable, weather-proof, and inflammable polymeric materials. 
PROCESS: ^ E.g. 3,5,3',5'-tetrabromovisphenol A and a carboxylic acid of formula H 

(e.g. 3,5-dibromobenzoic acid) are made to react in nonalcoholic solvent, e.g. 

benzene, tetrahydrofuran, etc., in the presence of an acidic catalyst such as sulfuric 

acid, trifluoroacetic acid, etc. to give the exemplified compound. 
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(54) DIESTER OF 3,5,3', S'-TETRABROMOBISPHENOL A AND HALOGENATED 
-AROM^mG-CARBOXYLIC ACID 
< ^TU )„56j5343_ (JLy (43) 15.5.1981 (19) JP 

(2rr~A PP l. No. 54-130753 (22) 12.10.1979 
(71) ASAHI DOW K.K. (72) IZUMI YAMASHITA(2) 
(51) Int. CP. C07C69/017,C07C101/453,C07C101/48//C08K5/10,C08K5 l8 



NEW MATERIAL: The titled diester compound of formula I [R, and R, are formula ^ °** 

n(XisBr; \ is l-4Calkyl. 1—4C alkoxy. OH, or primary, secondary or tertiary R _ 0 - o -/^V- o-^/Vo-o- 
amine; p is 0—4; q and r are 1—4; q +r<5]. 1 11 \ / | \ / '» 

EXAMPLE: Di-(4-amino-3,5-dibromobcnzoic acid)ester. ° Br 0 n 3 ^Br 0 

USE : Fire retardants for various polymeric marerials, esp. thermoplastic materials such 
as (rubber-modified high impact) polystyrene. ABS resin, polyester, polyamide, 
polyethylene, polybutadiene, polycarbonate, etc. The agents have little lowering 
effect to the impact strength and heat deformation temperature of the polymers. 

PROCESS: E.g. 3,5,3',5'tctrabromobisphenoi A and a carboxylic acid of formula II (x) 
(e.g. 4-£imino-3,5-dibromobenzoic acid) are esterified in a nonalcoholic solvent in -( oh ) -fl~^T q 
the presence of an acidic catalyst such as phosphorus oxychloride. 2 P \ ^ 
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